CHAPTER V.
PART III. THE DETERMINATION OF MOLYBDENUM IN MOLYBDENITE ORE.
THE finely ground sample is heated for a time with 100 c.c. of cone. HC1; and then with the addition of 4 grams of potassium chlorate, in 2 gram portions, until the smell of chlorine is gone. Add 150 c.c. of water, filter and wash. The free acid in the filtrate must be neutralized with i : i ammonia. Pass H2S until the molybdenum sulphide settles well in hot solution. Filter out the sulphide and wash it with H2S water containing a drop or two of i : i HC1. The molybdenum sulphide obtained at this point is dried and retained.
The filtrate and washings from the sulphide are tested with more HgS but none will be found if the conditions are correct, that is, the Mo should be precipitated from as nearly neutral a solution as possible. The insoluble residue from the original treatment with HC1 and chlorate is burned off in a 30 c.c. platinum crucible at a very low red heat and, when the carbon of the paper is all gone, the ash is fused with 10 grams of sodium carbonate. Dissolve the fusion in a 600 c.c. casserole with 80 c.c. of cone. HC1. Clean the crucible with a little HC1 and take the total solution to dryness. Redissolve by first heating with 20 c.c. of cone. HC1; add 150 c.c. of HC1; filter off the silica; wash with dilute HC1 wash; evaporate the filtrate and washings again to dry-ness; take up; filter; wash as before; pass HaS through this hist filtrate and washings to get the remainder of the molybdenum. Filter out the molybdenum found here; wash it as in the first precipitation; and combine it with the Mo found in the' first instance. Test the filtrate and washings from this second II-S precipitation to make sure that all of the Mo has been precipitated.
The total sulphides of Afo are then burned at a- very low red heat and finished as in molybdenum in steel.